Abstract
. Data collection and handling.
K.
Source of material 0.4 g Na2S4,1.0 g TaCb and 0.29 g 15-crown-5 ether were stirred for 50 h in 40 ml of acetonitrile. A residue was filtered off. At 281 К [Na-15-crown-5][TaCl6] crystallized first. After a few days at 281 К [Na(NCCH 3 )6][TaCl6] was obtained. The crystals were not dried, but set on the diffractometer with adhering mother liquor and cooled in a dry nitrogen stream.
Discussion
Groups of three consecutive Na(NCCH3)6 + ions and three ТаС1б~ ions alternate in rows along с as shown in the figure. The central Na(NCCH3)6 + ion within one of the groups is rotated by approximately 90° in respect to the other two ions, thus permitting an interweaving of acetonitrile ligands of adjacent ions. The acetonitrile ligand N(l)-C(l 1)-C(12) was forced to remain on a twofold rotation axis parallel to b, which inplies a bond angle Na-N(l)-C(ll) of 180°. However, just as for all other acetonitrile groups, this angle probably should be between 150° and 170°; then the C( 11) and especially C( 12) should be disordered in two positions with half occupancy close to the twofold axis. In fact, this shows up in the rather large vaules for ίΛ ι and ί/33. The attempted refinement with split positions was unstable. 
